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Crystal Structure Report for TCD173
A specimen of C 46 H 60 N 6 O 12 , approximate dimensions 0.060 mm x 0.060 mm x 0.210 mm, was used for the X-ray crystallographic analysis. The X-ray intensity data were measured at 100(2)K using an Oxford Cryosystems Cobra low temperature device using a MiTeGen micromount. See Table 1 for collection parameters and exposure time. Bruker APEX software was used to correct for Lorentz and polarization effects.
A total of 5863 frames were collected. The total exposure time was 29.31 hours. The integration of the data using an orthorhombic unit cell yielded a total of 57701 reflections to a maximum angle of 68.30° (0.83 Å resolution), of which 8027 were independent (average redundancy 7.188, completeness = 99.9%, R int = 4.44%, R sig = 2.32%) and 7723 (96.21%) were greater than 2 (F 2 ). The final cell constants of a = 5.9621(2) Å, b = 15.5087(6) Å, c = 47.4811(19) Å, volume = 4390.3(3) Å 3 , are based upon the refinement of the XYZ-centroids of reflections above 20 (I). Data were corrected for absorption effects using the numerical method (SADABS). The calculated minimum and maximum transmission coefficients (based on crystal size) are 0.8490 and 0.9424.
The structure was solved and refined using the Bruker SHELXTL Software Package, using the space group P2 1 2 1 2 1 , with Z = 4 for the formula unit, C 46 H 60 N 6 O 12 . The final anisotropic full-matrix least-squares refinement on F 2 with 607 variables converged at R1 = 3.71%, for the observed data and wR2 = 9.92% for all data. The goodness-of-fit was 1.050. The largest peak in the final difference electron density synthesis was 0.557 e -/Å 3 and the largest hole was -0.395 e -/Å 3 with an RMS deviation of 0.049 e -/Å 3 . On the basis of the final model, the calculated density was 1.345 g/cm 3 and F(000), 1896 e -. Refinement Note: All donor hydrogen atoms were located and refined with restraints (SADI). The solvent EtOH molecule C-C distance was also restrained (DFIX). Absolute configuration was established by anomalous-dispersion effects in diffraction measurements on the crystal. Table 3 . Atomic coordinates ( x 10 4 ) and equivalent isotropic displacement parameters (Å 2 x 10 3 ) for TCD173. U(eq) is defined as one third of the trace of the orthogonalized U ij tensor.
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